Most chemicals and solvents were obtained from Aldrich Chemical Co. and used without further purification. The exceptions were Methylene blue, purchased from Fisher Chemicals; Janus Green, obtained from Across Organics and Bromophenol Blue, Crystal Violet and Malachite Green. All dyes and nitroaromatic solutions used in the experiments were obtained by stock solution dilution.
Section S2. Synthetic Procedures

IMDEA-COF-1.
27.3 mg of 1,6-diaminiopyrene (DAP) and 12.7 mg of bencene-1,3,5-tricarbaldehyde (BTCA) were dissolved in a 10:1 mixture of m-cresol (2.60 mL) and glacial acetic acid (0.26 mL) on a Pyrex vessel. The mixture was heated at 120 o C for 72 hours. The obtained brownish-red precipitated was filtered and washed with abundant methanol and THF. A red product was obtained in a 57 % yield. Elemental analysis found: C, 74.40; H, 3.99; N, 7.60 %. Calculated (C66H36N6·5CH3CO2H): C, 75.17; H, 4.73; N, 6.92 %.
IMDEA-COF-2 was prepared as reported in reference 28 of the body text.
IMDEA-COF-1 and 2 Colloids. 1 mg of material was sonicated at 80 kHz in 25 mL of water at 20 ºC for 3 hours. The resulting suspension was diluted until its emission spectra maximum showed an intensity of 1×10 6 count per second (CPS). 
Section S3. Atomic Forces Microscopy (AFM)
Section S7. Chemical Sensing Studies
Stock solutions of all organic dyes and nitroaromatic compounds, which structures are shown in figure S10.1, were prepared with Mili-Q water at 1×10 -3 M. 
The standard curve-linear fitting in the Stern-Volmer (SV) equation was employed to understand the quenching phenomena:
Where I0 is the fluorescence intensity when no quencher is present, I is the intensity with the quencher, KSV is the Stern-Volmer constant [Q] is the concentration of the quencher. On the linear part of the Stern-Volmer linear-curve fitting quenching percentage was calculated according to the formula:
Where I0 is the fluorescence intensity without quencher, In the fluorescence intensity of the sample with me highest quencher concentration with linear response still. Saturation point (ST) was measured by adding to the aqueous suspension of IMDEA-COF-1 increasing amounts of the stock solution until quenching percentage only varies ±0.1% when another aliquot is added, assuming that the decrease in the fluorescence intensity is due to the dilution.
On the other hand, detection limit (DL) was calculated as DL= 3.3·0 where 0 is the standard deviation of the blank, resulting on a dimensionless number which divided by the KSV gives the DL in molarity units. Blank was measured by repeating the titration experiments adding to the IMDEA-COF-1 suspension Mili-Q water instead of an analyte stock solution. 
